C 22 H 28 N 2 O 2 S, monoclinic, P21/n (no. 14), a = 9.2516 (7) Å, b = 10.5122(8) Å, c = 19.7782(15) Å, β = 98.9530(10)°, V = 1900.1(2) Å 3 , Z = 4, Rgt(F) = 0.0356, wR ref (F 2 ) = 0.1004, T = 100(2) K.
Source of materials
A solution of dansyl chloride (systematic name: 5-(dimethylamino)naphthalene-1-sulfonyl chloride) (1.0 eq.) and amantadine (systematic name: 1-aminoadamantane; 1.0 eq.) in dichloromethane (DCM) (10 mL) was stirred in a sealed tube under microwave irradiation conditions (150 W, 373 K, 150 psi) for 10 min. The solvent was evaporated under reduced pressure and the residue was purified via repeated crystallization from ethanol at room temperature to afford the product. The title compound (10.0 mg) was dissolved in ethanol, and the solvent was evaporated slowly at ambient conditions. Crystals formed over a period of 3 days.
Experimental details
Single-crystal X-ray intensity data were collected on a Bruker 3-circle Apex II DUO X-ray diffractometer equipped with an INCOATEC IµS HB microsource. Data collection and reduction were carried out using the Bruker software package APEX3 [1] using standard procedures. The structure was solved and refined using SHELX-2016 [2] employed within the X-Seed [3, 4] environment. Hydrogen atoms were placed in calculated positions using riding models. ORTEP-3 [5] was used to generate the publication material.
Comment
The title compound was investigated as part of an ongoing study into the development of adamantane conjugated fluorophores that could be used as potential neurobiological fluorescent ligands [6, 7] . The 5-dimethylamino-naphtalene sulfonyl (dansyl) moeity acts as the fluorophore [7, 8] . (7) is motivated by their good biological activity, e.g. as nitric oxide synthase inhibitors [6, 9] , anti-oxidants [9] , N-methyl-D-aspartate receptor antagonists and voltage-gated calcium channel blockers [7, 9, 10] . The bond lengths, angles and torsion angles of the adamantane ring system and the conjugated 5dimethylamino-naphtalene sulfonyl moiety are consistent with previously published structures [11] [12] [13] [14] . The conformation of the investigated molecule is dependant on the sulfonylamide link, connecting the naphtalene ring and adamantane fragment. Two important torsion angles t1 [C6-N1-S1-C11, −77.19(10)°] and t2 [C12-C11-S1-N1, 115.88(9)°] describe the conformation of the molecule. Crystal packing analysis reveals that the molecules associate into cyclic dimers. These dimers are connected via a classical intermolecular hydrogen bond, N1-H1· · · O2i with an H· · · A distance of 2.38 Å, and an angle of 119.8°. Symmetry code: (i) −x + 1, −y + 1, −z + 1. The dimers are uniformly packed in the (ac) plane and create alternate stacking in the proximity of the (ac) plane.
